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Screening for Optimal Reaction Conditions
: Screening for optimal substrate ratios and solvent conditions [a] entry 5a/7a/PFP/Et 3 N/PPh 3 /DBU/BrCCl 3 (mole ratio) solvent yield (%) [b] To a solution of benzoyl chloride 7a (1.0 mmol) in dry DCM (8 ml) were added triethylamine (2.0 mmol) and pentafluorophenol (1.0 mmol) at room temperature. After stirring for 0.5 h, slowly into the reaction at room temperature.
b Isolated yield.
S5
Boc-L-Cys-OMe 20 (0.5 mmol) was added into the solution stirred for further 2.5 h. The mixture was then condensed and purified with column chromatography. Colorless oil was obtained (98% yield).
Compound 21: data was consistent with a previously characterized compound. To a solution of pentafluorophenyl benzoate 19 (1.0 mmol) in dry DCM (8 ml) were added triethylamine (2.0 mmol) and Boc-L-Cys-OMe 20 (0.5 mmol) at room temperature. After stirring for 3 h, the mixture was condensed and purified with column chromatography. White solid was obtained (94% yield). Figure S1 . To a solution of PPh 3 (2.5 equiv) in DCM was added disulfide 5a and heated to reflux for 5 min.
Study of Reaction
The reaction solution was checked by ESI-mass spectrometry immediately. 
